(4-cyano pentanoic acid)yl ethyl trithiocarbonate (CPAETC)
A solution of ethanethiol (5 mL, 69.3 mmol) was suspended in diethyl ether (50 mL) under strong stirring at room temperature, to which a 27 wt % aqueous solution of sodium hydroxide (~10 g, containing 2.704 g, 69.3 mmol of NaOH) was added. The clear, colorless solution was stirred for 30 min., then treated with carbon disulfide (4.6 mL, 76.2 mmol) to give an orange solution. After further 30 min stirring, diethyl ether (15 mL) was added and the product reacted with a slow addition of iodine (4.8 g, 37.8 mmol). After 1.5 h, diethyl ether (30 mL) was added and the ether phase washed twice with an aqueous sodium thiosulfate solution (50 mL) and once with water (50 mL). The ether phase was dried over magnesium sulfate, filtered, and the solvent removed under reduced pressure to give the intermediate product bis-(ethylsulfanylthiocarbonyl) disulfide as an orange oil. This was used unpurified in the subsequent step.
1 H-NMR (400 MHz, CDCl 3 , ppm): δ = 3.31 (4H, t, -CH 2 -S),
To a solution of bis-(ethylsulfanylthiocarbonyl) disulfide (2.27 g, 8.3 mmol) in dioxane (25 mL), 4,4`-Azobis(4-cyanovaleric acid) (4.6 g, 16.4 mmol) was added and the mixture was stirred for 20 h at 75 o C. Solvent was removed under reduced pressure, and the product purified by silica gel column chromatography (eluent: n-Hexane/EtOAc, 50/50) to afford the expected compound as a dark orange oil (1.51 g, 5.8 mmol, 70 % yield) that solidified on refrigeration. 1 H-NMR (400 MHz, CDCl 3 , ppm): c From SEC analysis (DMF LiBr, pMMA-Std.). 
